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K CBEAEHHUIO ABTOPOB!
[Ipu HampaBIEeHUY CTAaTbH B PEAAKITUIO HEOOXOIUMO COOIONATh CISAYIONINE TIPABHIIIA;

1. CraTps nomkHa OBITH IPEJCTaBICHA B IBYX SK3EMIUIIPAX, HA PYCCKOM HMJIM aHTITUHACKOM SI3bI-
Kax, HaTrleyaTaHHas yepe3 MoJITopa HHTepBaJjia Ha OIHOI CTOPOHE CTAHIAPTHOIO JIUCTA € INMPHHOI
JIEBOTO NOJIsI B TPHM caHTHMeTpa. Mcnonb3yemblil KOMIIBIOTEPHBII WPUQT U1 TEKCTa Ha PYCCKOM U
aHnuickoM s3bikax - Times New Roman (Kupuiuna), 115 TeKcTa Ha TPy3UHCKOM S3BIKE CIIEAYeT
ucnoip3oBath AcadNusx. Pasmep mpudra - 12. K pykonrcu, HaneyaTaHHOW Ha KOMITBIOTEPE, JTODKEH
o5ITh IprtoskeH CD co crarbeit.

2. Pa3Mep craTbu TOTKEH OBITH HE MEHEe NeCsTH 1 He OoJiee 1BaALATH CTPAHUI] MAITHOIINCH,
BKJIIOYAsl yKa3areJlb JINTepaTypsl U Pe3loMe Ha aHIJIMIICKOM, PYCCKOM U IPYy3HHCKOM SI3bIKaX.

3. B crarbe 10KHBI OBITH OCBEIICHBI AKTyaIbHOCTh JAHHOTO MaTepHalla, METOIBI U PE3YIIbTaThI
UCCIIeIOBaHUs U X 00CYyKACHHE.

[Ipu npencTaBiIeHNHN B IIeYaTh HAYYHBIX SKCIIEPUMEHTAIBHBIX PA0OT aBTOPHI JOJIKHBI YKa3bIBATH
BHUJl U KOJMYECTBO SKCIIEPUMEHTANBHBIX KUBOTHBIX, IPUMEHSBIINECS METOABl 00e300MMBaHUS U
YCBHIJICHHUS (B XOJI€ OCTPBIX OIIBITOB).

4. K crarbe JOIKHBI OBITH MIPUIIOMKEHBI KpaTKoe (Ha MOJICTPAaHUIIBI) Pe3OMe Ha aHIIIUICKOM,
PYCCKOM M IT'PY3HHCKOM $I3bIKax (BK/IIOYAIOLIEE CIELYOLINE pa3aesbl: Liedb UCCIeI0BaHNs, MaTepHual U
METOJIBI, PE3YJILTATHI M 3aKIIFOUSHHE) U CIIUCOK KITtoueBBIX cioB (key words).

5. Tabnunp! HEOOXOIUMO NPENCTABIATE B Ie4aTHOH hopme. DoTokonuu He npuHUMaroTcs. Bee
nu¢poBbie, HTOTOBbIE H NPOLIEHTHbIE JaHHbIE B Ta0JIMIaX J0JIKHbI COOTBETCTBOBATH TAKOBBIM B
TeKcTe cTaThbU. Tabiuibl U rpaduKu TOJKHBI OBITH 03aryIaBIICHBI.

6. dotorpadun AOIKHBI OBITH KOHTPACTHBIMHU, (POTOKOIHHU C PEHTTEHOTPAMM - B IO3UTUBHOM
n300paxeHuH. PUCYyHKH, yepTeXu U IuarpaMmbl clIeoyeT 03ariaBUTh, IPOHYMEPOBATh U BCTABUTH B
COOTBeTCTBYIOIIEe MecTo TekcTa B tiff opmare.

B noanucsix k MukpogotorpadgusaM cieayeT yKa3plBaTh CTEICHb yBEIMUCHUS Yepe3 OKYISP HITH
00BEKTUB U METOJ] OKPACKU WJIM UMIIPETHALIMH CPE30B.

7. ®aMUIUU OTEYECTBEHHBIX aBTOPOB MIPUBOJAATCS B OPUTHHAIBHON TPAHCKPUIILIUH.

8. I[Ipu opopmnennu u HampaBneHun crared B xypHanm MHI mpocum aBTOpOB cobmronars
NpaBUIIa, U3JI0KEHHBIE B « EMUHBIX TpeOOBaHUSIX K PYKOMHUCSM, IPEACTABISIEMBIM B OMOMEIUIIMHCKHUE
JKypHAJIbD», TPUHATHIX MeXIyHapOAHBIM KOMHUTETOM PEIAaKTOPOB MEAMLMHCKUX KYpHAJIOB -
http://www.spinesurgery.ru/files/publish.pdf u http://www.nlm.nih.gov/bsd/uniform_requirements.html
B koHIIe Kax 101 OPUTHHATIBHOM CTaThU MPUBOAUTCA OnOIHOrpadguyeckuii cnucok. B cnmncok nurepa-
TYPBI BKJIFOYAIOTCSl BCE MaTepHalibl, HA KOTOPBbIE UMEIOTCS CCBUIKU B TeKcTe. CIHUCOK COCTaBIAETCs B
andaBUTHOM MOpsAKe U HymMepyeTcs. JIutepaTypHblii HCTOYHMK NPUBOAUTCS Ha sI3bIKE OpUrMHaia. B
CIMCKE JINTEPATyPhl CHavYajia IPUBOIATCS PabOThI, HAMCAHHBIE 3HAKaMU TPY3MHCKOTO andaBuTa, 3aTeM
Kupwuien u naruHuneidl. CChUIKM Ha IUTHUPYEMble pabOThl B TEKCTE CTAaTbH JAIOTCS B KBaIpPaTHBIX
CKOOKax B BUJI€ HOMEPA, COOTBETCTBYIOLIETO HOMEPY JaHHOH pabOoThI B CIIMCKE TUTEPaTypbl. bonbmmH-
CTBO IIUTHPOBAHHBIX UCTOYHUKOB JOJKHBI OBITH 3a IMOCTIEAHNUE S5-7 JIET.

9. ns momydeHus MpaBa Ha MyONMKAIMIO CTaThs OJDKHA MMETh OT PYKOBOIUTENSI pabOTHI
WIN YUPEXKJCHUS BU3Y U CONPOBOIUTEIHHOE OTHOLLICHNUE, HAIMCAHHBIC WJIM HAlledaTaHHbIE Ha OJIaHKe
Y 3aBEPEHHBIE MOJIHCHIO U NIEYATHIO.

10. B koHIe cTaThU NOJKHBI OBITH MOAMHCH BCEX aBTOPOB, MOJHOCTBHIO MPUBEAEHBI UX
(amMuInM, UIMEHa U OTYECTBA, YKa3aHbl CIIy>KeOHBIN M AOMAIIHUI HOMEpa TeJIe(OHOB U agpeca MM
uHble koopAuHaThl. KomuuecTBo aBTOPOB (COABTOPOB) HE NOHKHO MPEBBIMIATH IISATH YEJIOBEK.

11. Penakuus ocraBisiet 3a cO00i MpaBo COKpaIaTh ¥ HCIPaBIATh cTarhi. Koppekrypa aBropam
HE BBICBUIAETCS, BCS paboTa U CBEpKa IPOBOAUTCS 110 aBTOPCKOMY OPHTHHAILY.

12. HemomycTuMoO HampaBiieHHE B pelaklMIo padoT, MpeICTaBICHHBIX K MeYaTH B MHBIX
M3/1aTeNbCTBAX WIIM OMYOJIMKOBAHHBIX B APYTHX U3JAHUSX.

Hpﬂ HApYHNIEHUH YKa3aHHBIX IPABUJI CTATbU HE PAaCCMAaTPUBAIOTCH.
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1. Articles must be provided with a double copy, in English or Russian languages and typed or
compu-ter-printed on a single side of standard typing paper, with the left margin of 3 centimeters width,
and 1.5 spacing between the lines, typeface - Times New Roman (Cyrillic), print size - 12 (referring to
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8. Please follow guidance offered to authors by The International Committee of Medical Journal
Editors guidance in its Uniform Requirements for Manuscripts Submitted to Biomedical Journals publica-
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9. To obtain the rights of publication articles must be accompanied by a visa from the project in-
structor or the establishment, where the work has been performed, and a reference letter, both written or
typed on a special signed form, certified by a stamp or a seal.

10. Articles must be signed by all of the authors at the end, and they must be provided with a list of full
names, office and home phone numbers and addresses or other non-office locations where the authors could be
reached. The number of the authors (co-authors) must not exceed the limit of 5 people.

11. Editorial Staff reserves the rights to cut down in size and correct the articles. Proof-sheets are
not sent out to the authors. The entire editorial and collation work is performed according to the author’s
original text.

12. Sending in the works that have already been assigned to the press by other Editorial Staffs or
have been printed by other publishers is not permissible.

Articles that Fail to Meet the Aforementioned
Requirements are not Assigned to be Reviewed.
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Abstract.

Aim: The aim of this paper is to estimate Mesalazine or
Mesalamine (MESA) in pharmaceuticals.

Methodologies: The reversed-phase HPLC (RP-HPLC) results
were used to evaluate the type of Mesalazine. Chromatographic
analysis was carried out using an HPLC-UV method along with
an Ion Pac column (Arcus EP-C18; 5 m, 4.6 mm, 250 mm)
and a mobile phase of acetonitrile: acetic acid: water, 40:40:20
(v/v/v) + 0.5 M potassium dihydrogen orthophosphate buffer at
pH 3.3, at a flow rate of 1.0 ml/min. At 260 nm, UV detection
was employed in the HPLC method. Exactness, precision,
particularity, linearity, and affectability were all accepted for
the technique. The (MESA) had a maintenance time of (3.17)
minutes. The (MESA) alignment plots were over the target
ranges of 1-5 g/L, R? 0.9998. The quantitation limit was 0.3613
g/ml, with a detection limit of 1.636 g/ml. The precision of the
proposed procedure, which ranged from 98.0 percent to 100
percent, was determined through recovery experiments.

Conclusion: The modern HPLC-UV approach was used to
analyze generic drug products, and the planned technique's
efficiency was confirmed. The study's findings show that
precision, accuracy, and efficiency are all within reasonable
limits, so there is no substantial difference between the values
obtained using the proposed methodology and those obtained
using the traditional method.
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Introduction.

Mesalazine (MESA), also named mesalamine, its chemical
name is 5-amino-2-hydroxy benzoic acid. The powder or
crystals of MESA has a white or light grey or light pink color
(Britishpharmacopia, 2013). It is soluble in oil. acidic and
alkaline medium, fairly insoluble in chloroform, ether, ethyl
acetate, and n-hexane [1].

Mesalamine (Figure 1) also known as Mesalazine or 5-amino
salicylic acid (5-ASA), is an anti-inflammatory drug used to
treat inflammatory bowel diseases, such as ulcerative colitis
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Figure 1. Passive external rotation of the shoulder while lying on the
back.
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and mild-to-moderate Crohn's disease. Mesalamine is a bowel-
specific aminosalicylate drug that acts locally in the gut and has
its predominant actions, thereby having few systemic side effects.
As a derivative of salicylic acid, Mesalamine is also thought to
be an antioxidant that traps free radicals, which are potentially
damaging byproducts of metabolism. Mesalamine is considered
the active moiety of Sulfasalazine, which is metabolized to
Sulfapyridine and Mesalamine. A literature survey revealed
that a few analytical methods have been reported for the
determination of Mesalamine in pure drug, pharmaceutical
dosage forms, and biological samples using spectrophotometry,
HPLC, UPLC, and LC-MS either in single or in combined
forms. The aim of the present work is to develop and validate a
simple, fast, and reliable isocratic RP-HPLC method with UV
detection for the determination of Mesalamine in bulk and in
tablet dosage forms. Confirmation of the applicability of the
developed method was validated according to the International
Conference on Harmonization (ICH) for the determination of
Mesalamine in bulk and tablet dosage forms [2-9].

Synthesis of Mesalamine.

The synthetic step in the synthesis disclosed therein is the
reaction of a cyano group on the biphenyl ring with an azide,
such as tributyl tin azide. as follows:

Synthesis of Mesalazine

The current study's aim was to establish and validate an RP-
HPLC system with an ultraviolet (UV) detector for quantitative
Mesalazine determination in pharmaceuticals.

Experiment.

Tools:

Completely automatic digital computer control is standard
on the LC-100 series S-HPLC. Its electronic circuit design,
internal mechanical construction techniques, processing
technology, cinematography workstation functions, and
technical requirements make it one of the most stable and
reliable instruments available double-beam optical spectrometer
(Angstrom Advanced Inc. USA), a sort UV-100 PC witha 1 cm
light frequency quartz cell, and an IBM compatible PC make
up the LC100-style HPLC-UV. The replica was made out of
UPVC. PLS Toolbox for Matlab R2003b, VP pumps, and a
UV indicator with variable frequency programming, as well
as PLS Toolbox for Matlab R2003b, chemometric techniques,
and the halfway least squares process, were all great (PLS).
An Angstrom Developed Inc. LCsolution programming tool
was used to coordinate peakareas. An Ion Pac segment and
an ArcusEP-C18 analyticalcolumn were used to conduct
the chromatographic separation and measurement at room
temperature (250 mm 4.6 mm; molecule size 5 m). Before
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being injected into the HPLC device, drug standard and tablet
test arrangements were processed via a millipore layer channel
in the portable stage [10-12].

Chemicals and Reagents.

Pure Standard: Mesalazine (MESA) with a quality assertion
of 99.9 percent, granted by Industries Pharma SIGMA-
ADRICH.COM CHEM Gmbh, MKCH4095, under the number
A79809-5GM for medical devices and pharmaceuticals,
depending on the company's factory certificate. Mesalazine -
SIGMA-ADRICH®, Germany.

Market Sample: Mesalazine - Pentasa-tablets Ferring®,
Switzerland, contains 500 mg per Pentasa-tablets, Match no:
T13613A.

Set up the Samples for Measuring:

+ Sigma-Aldrich® HPLC grade solution

* To prepare a concentration of 1 mg/ml from MESA, stock
standard solutions were prepared in Methanol: chloroform
(25:75) and 1 mM acetic acid at pH 3.3.

* MESA (standard solution) concentrations of 1.0, 2.0, 3.0, 4.0,
and 5.0 g/ml were prepared in a mobile phase of acetonitrile:
acetic acid: water, 40:40:20 (v/v/v) + 0.5 M potassium
dihydrogen orthophosphate buffer at pH 3.3, at a flow rate of
1.0 ml/min. AtA_ 260 nm, with an Ion Pac column (Arcus EP-
C18; 5 m, 4.6 mm, 250 mm).

Modernization example: To conduct sample Modernization,
various examples of mesalazine - Pentasa-tablets Ferring®
containing known amounts from standard MESA-500 mg
tablets developed by Ferring® were added to the streamlined
PLS alignment package. One known emphasis on three
oblique convergences of measures, each of which was divided
into different groupings, was included as a justification for
performing the fundamental modification and the updated
example's precognitive capacity was assessed using outer
approval tests, then figure out how to conduct test refreshing for
each section using the produced strategy. In the RP-HPLC, three
centralizations of additional refreshing examples were used.

Results.

Procedure and Standard Drug Remedy:

In traditional setups, the mobile phase is commonly used as a
solvent. Dissolving a clearly specified quantity of MESA (50
mg) in 100 ml of flexible stage in a 250 ml volumetric flagon
yielded a normal stock arrangement of Mesalazine (500 g/ml).
The cup was therefore made suitable using the portable stage.
MESA working standard arrangements (1, 2, 3, 4, and 5 g/
ml) were created after the stock arrangement was adequately
undermined with the changed number.

Chromatographic Parameters:

Table 1 shows the critical parameter values acquired by
utulizing reverse-phase chromatography process. (High-
performance liquid chromatography, or RP-HPLC).

The proposed strategy's Calibration Curve:

Alignment bends were prepared over a focus range of 1-5 g/ml
for Mesalazine. The three-fold arrangement was prepared, and
20 uL of each arrangement was injected onto the section. At 260
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Table 1. Shows the values of the basic parameters obtained using the
reverse-phase chromatography system (RP-HPLC).

acetonitrile: acetic acid: water, 40:40:20

Mobile phase (v/v/v) + 0.5 M potassium dihydrogen
orthophosphate buffer at pH 3.3

Run time 10 min

Retention time 3.17 min

Column temperature 25°C

Detection wavelength 260 nm

Flow rate 1.0 ml/minute

Injection volume 20 uL

nm, the pinnacles were resolved. mesalazine 's adjustment bend
was created by plotting the pinnacle zone versus concentration.

Exercising degradation Research:

Different ICH-recommended pressure conditions, such as
acidic, basic, oxidative, wet, and photolytic effort, were used in
the effort degradation studies [13-20].

Acid degradation:

In a 100 ml volumetric cup, 500 mg of Mesalazine tablet
powder was taken. The jar being loaded with 5 mL 0.1 N HCl and
held at 70-80°C in a reflux state for 2—3 hours. The arrangement
was killed with 0.1 N NaOH after the strain was reached, and
the flexible stage was used to finish the job. Hydrochloric acid
can be used to break down Mesalazine. Hydrolysis, or water
splitting, is one such reaction. "Any acid or base stimulates
amine hydrolysis (Figure 2).

Base degradation:

By using sources to suppress amine, such as NaOH or
potassium hydroxide, the product is amine salt. In a 100 ml
volumetric carafe, 500 mg of Mesalazine tablet powder was
taken. The jar being loaded with 5 mL 0.1 N NaOH and held
at 70-80°C in a reflux state for 2—3 hours. A dynamic stage was
used to complete the structure after it was killed with 0.1 N HCI
and after the pressure was completed (Figure 3).

Oxidative degeneration:

In a 100 ml volumetric flask, 500 mg of MESA tablet powder
and 5 ml of 20% H,O, were combined. For 2-3 hours, the flask
was held at 70-80°C in a reflux state. The jar was finished
sufficiently with the portable stage after the pressure culmination
(Figure 4).

Degradation due to photolysis:

For the photolytic degradation analysis, 500 mg of Mesalazine
¢ tablet powder is being put in a glass Petri dish and exposed
to direct sunlight for 2-3 hours. The tablet powder is being
moved to a 100 mL volumetric cup and formed suitable with the
portable amount after applying pressure. The solution's infrared
spectrum is then examined. Figure 5 shows how the HPLC-UV
peaks are unstable and often overlap, this decomposition process
results in partial disintegration of the mesalazine compound and
uncontrolled interaction with pharmaceutical additives.

Thermal degradation:

500 mg MESA tablet powder was baked for 2—3 hours at 105°C
in a glass Petri dish. In a 100 ml volumetric flask, the tablet
powder was dissolved, and a solution was composed. to the stain
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Figure 5. Photolysis degradation.
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Figure 6. Thermal degradation.

after a given time with the handheld portion. Controlling the
Mesalazine 's synthetic structure and thus achieving complete
thermal dissolution of the compound becomes difficult as the
temperature of the mesalazine solution rises above 100°C, as it
is appeared in Figure 6.

MESA Infrared Spectrophotometer:

In the shape of a potassium bromide plate, the compounds
are prepared. KBr's infrared measurements were performed at
Basrah University / College of pharmacy in the area (4000500
cm™) at room temperature with a system of the type FTIR-
84005-SHIMADZU, made in Germany. The active groups can
be seen in the FT-IR spectrum of the compound Mesalazine
(Figures 7 and 8) [21-25].

For Mesalazine -Standard:

Mesalazine -Standard's infrared spectrum, important peaks
for stretching and bending vibrations can be seen in (Figure
7), which are compatible with the structure. Standard FT-IR
mesalazine 's spectrum appears to be small, with peaks at 3415
cm’! (M) for (OH) Carboxylic acids and 1604 cm™ (S) for (C=0)
Carboxylic acids, the 1730 cm’'(S) for (C=0) Carboxylic acids,
the 1205 cm™'(M) and 759cm™' (M) for (C-N), the 3415cm'(m)
for (N-H), Aromatic stretching of C-H is allocated to 3062 cm
(W), while aliphatic stretching of C-H is allocated to 2962 cm
'(M). Aromatic C=C peaks occur in the range 1411 cm™ (M).

For mesalazine -Sample:

The Mesalazine sample's infrared spectrum (Figure 8) displays
peaks that correspond to the standard model's peaks, with
vibrations that lead to the structure's extension and curvature
Standard-FT-IR Mesalazine 's spectrum seems to be small, with
peaks at 3460 cm™ (M) for (OH) Carboxylic acids and 1604
cm! (S) for (C=0) Carboxylic acids, the 1732 cm™'(S) for (C=0)
Keton, the 3450 cm™ for OH Alcohol (S) Brod band, the 1205
cm'(m) and 759cm(M) for (C-N), the 3419 cm!(m) for (N-H),
Aromatic stretching of C-H can be assigned to 3059 cm(W)
and aliphatic stretching of C-H to 2962 cm™'(M). Aromatic C=C
peaks occur in the range 1409 cm™ (M).

Debate on the Findings.

Improvements to HPLC conditions:

To isolate all of the degradation products from the Mesalazine
peaks, chromatographic conditions were established. The Ion
Pac Arcus EP-C18 has a length of 5 meters, a diameter of 4.5
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millimeters, and a diameter of 250 millimeters, as well as the
requisite organic step. Methanol was used in several trials, during
the process of HPLC technique optimization: acetonitrile: acetic
acid: water, 40:40:20 (v/v/v) + 0.5 M potassium dihydrogen
orthophosphate buffer at pH 3.3, and 1 ml/min flow rate during
the process of HPLC technique, the wavelength was measured
to be 260 nanometers [26]. Mesalazine had a retention time of
3.17 minutes. The new analytical method produced a good peak
shape (Figure 9).

Suitability of the System:

The HPLC-UV device was subjected to research in order to
adapt it. Three replicas of the same concentration were repeated
using the ideal method using the normal Mesalazine (3 g/mL).
The machine suitability is shown in Table 2. These findings
follow the separation method's criteria as well as Mesalazine
estimates in different pharmaceuticals [27].

The Validation of Methods and Assays:

Specificity, linearity range, and sensitivity, as well as regression,
precision, accuracy, and rigidity, were employed specifically in
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Figure 9. Optimum conditions for Mesalazine in the HPLC-UV method.

Table 2. System suitability analysis of MESA.

USpP USP

Injections Drug | RT  Area % area plate s
tailing

count
1 MESA (3.10 526282 99.400 {3906 0.40
2 MESA 3.225 108628.3 99.850 3903  0.40
3 MESA 3.17 160228.2 99.900 3907 0.40
4 MESA 320 [212628.4 99.750 3908 0.40
5 MESA 3.12 267628.5 99.525 3905 0.40
MEAN 160348.32 RT- Retention Ti

- Retention Time

SD 041 3.17 £ 0.45 min
% RSD 0.40

Table 3. Linearity of MESA (n=3).

SI. No. Concentration pg/ml Area
1 1 52628.2
2 2 108628.3
3 3 160228.2
4 4 212628.4
5 5 267628.5

y = 53440x (R? = 0.9998) for Mesalazine
62

Table 4. Regression characteristics of linearity of MESA.

Parameters Results

Linearity range (pg/ml) 1-5

Regression equation (y=mx+b) y = 53440x (R?=0.9998)
Slope (m) 53409.4

Intercept (b) 53440

The correlation coefficient (R?) 0.9998

limit of detection (LOD) 0.3613

limit of quantitation (LOQ) 1.636

Table 5. Recovery study results of MESA.

SI.  Accuracy Amount of APB Amount

% Recovery

No. range added (mg) recovered (mg)
50 % 50 49.5 99.0
’ 50 49.6 99.0
Accuracy
50 494 98.0
100% 100 100 100
Accu"rac 100 100 100
Y 100 100 100
0,
150% 150 150 100
Accuracy
150 150 100
150 150 100
Mean 100
SD 0.41
% RSD 0.40

order to validate the new chromatographic technique HPLC-
UV in accordance with ICH: To determine process validity,
the impact of experimental conditions on the peak areas of the
analytes was investigated. At a Mesalazine concentration of 3
g/ml, the technique's validity was checked. Table 4 listed all of
the research results. The results showed that minor changes in
flow rate, mobile phase work of art, temperature, and detection
wavelength had no impact on the drug peak areas, indicating
that the method was valid.

The Specificity:

Forced deprivation was used to investigate the specificity of
the proposed plan. The research was carried out to ensure that
During the forced degradation analysis, Mesalazine could be
distinguished from the potential degradation products using
the proposed process. The tablet sample was tested using acid,
base, oxidation, photolysis, and heat at a concentration of 3 g/
ml Mesalazine. The outcomes of forced decomposition are
shown in Table 5. The shapes of chromatograms are depicted
in Figures 2-6, and figure 9. The drug's alkaline conditions
resulted in the highest percentage of degradation [28,29]. The
lowest percentage of mesalazine degradation occurred when it
was exposed to heat and when it was exposed to photosynthesis.
Decomposition goods showed a single peak of degradation.
Other stress-related degradation products do not interfere with
Mesalazine identification, so the tool can be used as a stability
indicator.

The Linearity Range and Sensitivity:

A solid relationship was formed when the pinnacle regions
for the drug were plotted against the medication fixation (g/
ml) under ideal test conditions. The target range of Mesalazine



was discovered to be (1-5) g/ml. The following conditions
were obtained from the straight relapse investigation of the
information.

On the basis of the following assumptions: y = peak area, x
= drug convergence (g/mL), and R? = regression coefficient
[30]. The high relapse coefficient estimations with a small catch
illustrate the adjustment bend's great linearity, as shown in
Figure 10, and table 3.

The Regression:

Calculating the limit of quantitation (LLOQ) and edge
of detection helped determine the proposed process's
comprehension (LLOD). The following equations were used to
measure the LOD and LLOQ [31].

LLOD=3.3SD/S; LLOQ=10SD/S

Where SD denotes the drug rejoinder's standard deviation
and S denotes the calibration curve's slope. The LLOQ values
were found to be 0.3613 g/ml, while the LLOD values were
1.636 g/ml. These figures show that the sensitivity of the
predicted technique for studying the chosen drug is adequate.
The regression statistics of the anticipated method are shown in
Table 4 [32].

The Accuracy:

Three separate quantities of a recognized volume of standard
solution were put to the pre-analysis tablet sample solutions, 10
percent, 20 percent, and 30 percent. The predicted methodology
was used to re-analyze the solutions. With a percentage of
RSD of 0.40 percent, the percentage recovery was between 98
and 100 percent. The results show that the procedure is very
accurate. The non-interference of the excipients was determined
by analyzing the analytes to determine the process' selectivity
[33]. Table 5 shows a summary of the findings.

Table 6. Method precision.

Sample Mean % Label

SL. NO. weigll)lt (mg) Area Area Counts Claim
1 100 52628.2 160228.2 100
2 100 108628.3  160228.2 100
3 100 160228.2 160228.2 100
4 100 212628.4 160228.2 100
5 100 267628.5 160228.2 100
MEAN 100
SD 0.41
% RSD 0.40
Table 7. Intermediate precision.

Sample % Label
SL.NO weigi)l t (mg) Area Mean Claim
1 100 52628.2 160348.32 100
2 100 108628.3  |160348.32 100
3 100 160228.2 160348.32 100
4 100 212628.4 16034832 100
5 100 267628.5 16034832 100
6 100 52628.2 160348.32 100
Mean 100
SD 0.41
% RSD 0.40
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Table 8. Assay of MESA in tablets.

Labeled Found Mean
Analyte claim (mg) (mg) %Recovery %RSD
(mg) ® [
Standard - 500 500 500 100 +0.401
MESA MESA
-500 500 500 500 100 +0.402
300000 -
¥ = 53440x
R* =0.9998
250000 -
200000 -
3
4 150000 -
B
G 100000 -
50000 -
o T T
o 1 2 3 a4 5 [

Concentration
Figure 10. Linearity of the calibration curve.

The Precision:

Mesalazine was analyzed at a concentration of 3 g/ml
to determine precision. The precision of the method was
checked by using the established technique for estimating
Mesalazine in pure standard mesalazine three times (n=3). The
method's precision was checked by repeating the mesalazine
investigation in tablet samples three times (n=3). Table 6 and 7,
show a summary of the findings. System and method precision
percentage RSD values were both less than 0.40 percent,
suggesting that the proposed Mesalazine investigation strategy
is extremely precise [34,35].

Discussion and Applications of Method:

Examining commercially available Mesalazine -500 mg tablets
was used to test the analytical process (Mesalazine-Pentasa-
tablets Ferring®). The proportion of Standard- mesalazine
was discovered to be 100, £0.401percent, while the ratio of
Mesalazine in Mesalazine-500 (Mesalazine - Pentasa-tablets
Ferring®) was discovered to be 100, £0.402percent. This result
indicates that the proposed approach was reliable and precise
in analyzing mesalazine in dosage types, as shown by the
percentage recovery and RSD percent values. The results of the
applications were presented in Table 8.

The presence of Mesalazine in two commercial pharmaceutical
products was determined using an HPLC system (LC100
Angstrom advanced) with a UV detector in this analysis. This
tried-and-true approach is easy to use, low-cost, and only needs a
small amount of sample. It also employs an ultraviolet detector,
which, due to a single peak in the chromatogram, makes this
system extremely sensitive. Since pharmaceutical drugs have
such low concentrations, high sensitivity is not needed in
this application. The method was validated using HPLC-UV
guidelines, and the established technique meets Beer's law for
drug fixation in the range of 1.0-5.0 g/mL.



Conclusion.

The study shows the critical analytical approach used to
determine the existence of Mesalazine in the measurements
structure in the light of the findings. Easy, accurate, exact,
delicate, explicit, rough, and hearty describes the established
and authorized HPLC-UV safety showing technique for
Mesalazine measurement. In this way, the proposed technique
can be used on a routine basis to analyze Mesalazine in the
tablet dose structure.
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